A simple, rapid and selective method was developed. The method was validated and found to be linear in the range of 100-4000 ng/ml. Chromatographic peaks were separated by means of a 5 µm, C18 silica column using acetonitrile and phosphate buffer (0.05 M) in proportion of 40:60 (pH 4.0) as a mobile phase. The retention time of torsemide was 5.00±0.20 min. The chromatograms showed good resolution and no interference from plasma. The mean recovery from human plasma was found to be above 82%. Both inter-day and intra-day accuracy and
result of both methods lies within the prescribed limit of 98-102%, showing that both methods are free from interference from excipients. The results obtained from the intra-day and inter-day precision study were less than 2% (i.e., in the range of 0.590-1.070 and 0.845-1.234% for intra and inter day for proposed methods, respectively) indicating that the proposed methods were sufficiently precise for the analysis of drug. Both the methods were robust enough under different conditions as indicated by% RSD (i.e., in the range of 0.784-1.012% for proposed methods).
The applicability of the proposed methods for the determination of DOX, PYR and FA in commercial dosage forms was examined by analyzing marketed products. From Table 1 , it is evident that there is good agreement between the amount estimated and those claimed by the manufacturers. Percent label claims are very close to 100, with low value of standard deviation. The proposed methods are sensitive, simple, and accurate and can be successfully applied for the quality control of pure DOX, PYR and FA in pharmaceutical dosage forms. . There is report of only one compound i.e. 6,7-dimethoxycoumarin 2 from grapefruit peel. In view of existing scanty data, the present study was undertaken (Þ g 1).
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Melting points were determined on Ganson Electrical Melting Point Apparatus. IR spectra were recorded on Hitachi 570 Infrared Spectrophotometer using KBr. 1 H NMR spectra were recorded on Brucker AC-300F 300 MHz NMR Spectrophotometer using TMS as an internal standard. Chemical shifts are given in δ (ppm) and CDCl 3 was used as a solvent for recording NMR spectra. Fruits of C. paradisi (10 kg) were procured from Landscape, HAU, Hisar.
The peel of the fruits was removed and air dried. The peel was then reß uxed with hot methanol for 6 h and the process was repeated 4 times. Extractives were concentrated on water bath under reduced pressure and the viscous mass thus obtained was mixed with silica gel (60-120 mesh), dried on water bath and subjected to column chromatography. Petroleum ether was used as a solvent in packing the column. Five compounds were isolated. (2) 5 using a direct comparison.
Compound C (3) crystallized from methanol, 50 mg, mp 70 0 . IRν max (KBr, cm -1 ): 1700; 1 H NMR (δ, CDCl 3 ): 7.64 (1H, d, J 10 Hz, H-4), 7.36 (1H, d, J 7.5 Hz, H-5), 6.82 (2H, m, H-6, H-8), 6.25 (1H, d, J 10 Hz, H-3), 5.50 (1H, 1H, t, J 7.0 Hz, H-2'), 5.10 (2H, t, J 7.0 Hz, H-6', H-10'), 4.61 (2H, d, J 7.0 Hz, 2*H-1'), 2.34 (4H, m, 2*H-5', 2*H-9'), 2.10 (6H, t, J 7.0 Hz, 2*H-4', 2*H-8', 2*H-12'), 1.75 (3H, s, CH 3 Compound C showed fluorescence under UV indicating it to be a coumarin. The IR spectrum of the compound exhibited the presence of a carbonyl group at 1700 cm -1 which was a further support towards the coumarin nucleus. MS suggested its molecular mass to be 422.
1 H NMR of the compound in CDCl 3 showed a doublet at δ 7.64 (J 10 Hz) which was typical of H-4 of a coumarin. Another doublet was observed at δ 7.36 (J 7.5 Hz) which could be H-5 of a coumarin. There was a multiplet at δ 6.82 for two protons which represented H-6 and H-8 of the nucleus. A doublet at δ 6.25 (J 10 Hz) was assignable to H-3. A triplet at δ 5.50 (J 7.0 Hz) could be H-2' of an aliphatic chain attached at C-7 of the nucleus. Another triplet at δ 5.10 (J 7.0 Hz) for two protons could be due to H-6' and H-10'. A doublet at δ 4.61 (J 7.0 Hz) was assignable to 2 protons at C-1'. A multiplet at δ 2.34 for 4 protons could be 2*H-5' and 2*H-9'. A triplet at δ 2.10 (J 7.0 Hz), representing 6 protons, could be 2*H-4', 2*H-8 and 2*H-12'.
Three singlets at δ 1.75, 1.72 and 1.65, each for 3 protons, could be due to 3 methyls, one each at C-3', C-7' and C-11'. A multiplet in the range 1,30-0.86 for 9 protons could be 2 methyls, one methylene and one methine. The data suggested the compound to be 7(3',7',11',14'-tetramethy) pentadec-2',6',10'-trienyloxycoumarin (3) which is a hitherto unreported compound.
